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General considerations
Commercial reagents were purchased from Sigma-Aldrich or Alfa Aesar and used without further purification unless otherwise indicated. The reactions were carried out without special care unless indicated. THF was degassed with argon and passed through two columns of neutral alumina. Methanol is in HPLC grade and used without drying. Thin layer chromatography was performed on 0.25 mm silica gel 60-F plates from Silicycle Inc. Column chromatography was performed on silica gel 60 (230-400 mesh) from Silicycle Inc. 1 H, 13 C{ 1 H}, and 19 F NMR spectra were recorded on a Varian 300, 400 or 500 spectrometer at ambient temperature. All NMR spectra are referenced to TMS or the residual solvent signal. Data for 1 H NMR are reported as follows: chemical shift (δ ppm), multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet, br = broad), coupling constant (Hz), integration. Data for 13 C{ 1 H} NMR are reported as follows: chemical shift (δ ppm). Data for 19 F NMR are reported as follows: chemical shift (δ ppm), multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet, br = broad), coupling constant (Hz), integration. High resolution mass spectra (HRMS) were recorded on an Agilent (2) 2323 (1) 6173 (1) 28 (1) F (6) 3570 (2) 3259 (1) 6543 (1) 24 (1) F (7) 3683 (2) 4628 (1) 5899 (1) 32 (1) F (8) 10546 (3) 5219 (1) 6897 (1) 35 (1) F (9) 10517 (2) 3821 (1) 7476 (1) 25 (1) N(1) 7315 (3) 2693 (1) 8075 (1) 18 (1) N (2) 6540 (3) 1502 (1) 7692 (1) 26 (1) N (3) 6479 (3) 2062 (1) 7206 (1) 19 (1) O(1) 6984 (3) 2210 (1) 9342 (1) 28 (1) O (2) 7123 (3) 5664 (1) 6099 (1) 37 (1) O (3) 2155 (5) 2143 (2) 8276 (2) 91 (1) ________________________________________________________________________________ (17) O(1)-C(4)-C(5) 106.89 (17) O(1)-C(4)-C(12) 110.44 (17) S8 C(5)-C(4)-C(12) 103.22 (16) C (6) (1) O(4) 28(1) 13(1) 18(1) 5(1) 6(1) 1 (1) O(5) 17(1) 25(1) 21(1) 9(1) 6(1) 10 (1) ______________________________________________________________________________ Table 5 .
Hydrogen coordinates ( x 10 4 ) and isotropic displacement parameters (Å 2 x 10 3 )
